[Isolation and identification of shellfish toxins from contaminated blue mussel (Mytilus edulis) from the East China Sea].
To investigate the contamination of shellfish poisoning of mussels, the poisonous constituents in that were isolated and identified. The mussel tissue homogenate was extracted by acetone, and then the acetone extract was partitioned between diethyl ether and water. The ether extract was fractionated by column chromatography over silica gel and further isolated by semi-preparative RP-HPLC, monitored by ultra performance liquid chromatography coupled with triple quadrupole mass spectrometry. Four poisonous constituents were isolated. Two of them were elucidated as pectenotoxin-2 seco acid and 7-epi-pectenotoxin-2 seco acid, respectively, on the basis of mass spectral data and compared with the production of enzymatic hydrolysis of PTX-2, and others were identified as okadaic acid and dinophysistoxin-1 by UPLC-MS/MS analysis compared with standard substances. OA, DTX-1, 7-epi-PTX-2sa and PTX-2sa had been isolated from the mussel, respectively. The concentrations of free OA, DTX-1 and total OA in which were surpassed the maximum permitted levels in EU. OA and DTX-1 were confirmed to be the main toxins responsible for this DSP outbreak.